The complexes A2[NiF4] ( A = NH4+, I<+, or Rb+) and A2[ZnF4] (A = NH4+, K+, Rb+, or Cs+) have been synthesised, from the corresponding metal acetylacetonates (acac) with 40% HF and AF, in very high yields. The new method also allows the preparation of and [CrF5(H2O) or [Zn(a~ac)~]* H 2 0 was added to an excess of 40% H F ( I 5 cm3 g-') followed by the addition of AF, with the molar ratio of metal acetylacetonate and A F being maintained at 1 : 4. The mixture was then heated over a steam-bath with stirring until the metal acetylacetonate dissolved completely (ca. 40 min). The solution was filtered, and the filtrate concentrated over a steam-bath until microcrystalline yellow A2[NiF4] or white A,[ZnF4] started to appear. The reaction container was cooled to room temperature for ca. 2 h, and A2[NiF4] or A2 [ZnF4] was separated by centrifugation, dried on a filter paper, and finally dried in uacuo over phosphorus pentoxide. Yields varied between 80 and 90%. Analytical data, magnetic moments, and structurally significant i.r. band positions are summarised in the Table. Reaction uf [M(acac),] (M = Cr or Mn, n -3; M = VO, n = 2) with NH4F and40% HI=.-The reaction was performed in a manner analogous to that described above. 
Recommended methods 1-3 for the synthesis of [ZnF4'j2-complexes employ fusion of NiF, or ZnF, with stoicheiomet ric amounts of alkali-metal or a1 kaline-eart hmetal fluorides in uucuo or in an atmosphere of dry HF. Such methods require not only MF, (M = Ni or Zn) but also anhydrous H F which is difficult to handle. Very recently, we described simple syntheses of acetylacetonates of n i~k e l ,~ manganese: chromium,6 and iron,' and as part of a programme aimed at utilising such compounds as precursors, it was envisaged that they would react with aqueous H F and alkali-metal fluorides to provide an easy access to alkali-metal salts of fluorometalates. Tn this paper we report the synthesis of [NiF4I2-and [ZnF4I2-complexes directly from their respective acetylacetonates, and also the scope of the method as a paradigm for other such syntheses.
Experiment a1
Reagent-grade chemicals were used throughout. 
